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SEOEPAINbHAA CNYXXBA
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12 ONUCAHVE N3OBPETEHNA K MATEHTY
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(21), (22) 3asika: 2009101478/02, 19.01.2009
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MpuoputeT(bl):
(22) Oata nogaun 3aseku: 19.01.2009
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(45) Ony6nukosaHo: 27.03.2011

(56) Cnmncok AOKYMEHTOB, LMTUPOBAHHBIX B OTHETE O
noucke: CN 1608983 A, 27.04.2005. RU 2207320 C1,
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ALpec ans nepenncku:
634050, r.Tomck, np. JleHuHa, 36, HUA MMM Ty

MownumHa: ydteHa 3a 8 rog ¢ 20.01.2016 no 19.01.2017

(72) AsTop(bl):
ApxunoB Bnagumup AdaHacbeBud (RU),
BopoxuoB AnekcaHap Bopucoeuy (RU),
BopoxuoB Ceprein AnekcaHgposud (RU),
DasbipoBuy Banepuinn UBaHoBuY (RU),
Dammep Bnagucnae XpucruaHosuu (RU),
Kupunnos Bnagumup AHatonbesud (RU),
TNepHep Mapat UspannseBuy (RU)

(73) MateHTOOONApnaTenb(1):
FocynapcTBeHHOe o6pa3oBaTeribHoe
yupexaeHue Bbicluero npodgeccuoHanbLHOro
obpa3oBaHus TOMCKUI rocyfapCTBEHHbIN
yHuBepcurer (TIY) (RU)

(54) CMNOCOB MONYYEHUA HAHOIMNOPOLUKA KAPBEUOA BOJIb®PAMA

(57) Pedpepar:

M306peTeHne oTHocuTCcA K obracTv pa3paboTkv TEXHONOrMM NOMNYyYeHWs HaHOMOPOLUKOB METansfioB W TBepAblX ChiaBoB.
Cnocob nony4eHns HaHonopollka kapbuga Bonbdpama BKIIOYaeT HarpeB B repMeTVHHOM peakTope CMeCK HaHOMopOoLLKa
Bonbtpama n rpacuta oo Temnepatypbl He Bbilwe 1000°C. HarpeB ocyliecTBnsiT B TeyeHue He Oonee 70 4acoB npu
BpalLleHUn repMeTMYHOro peakTopa C YrroBOW ckopocTblo He Gonee (50+60) obopoToB B MUHYTY. [Npy 3TOM MCMONb3ytoT
rpacdut B BUAE rpadutoBbIX CTEPKHEN M HaHOYacTULbl Bonbdpama ¢ pasmepom 4vactul (10+200) HM npu crepyoLlem
COOTHOLLEHUM KOMIMOHEHTOB B CMecH, Mac.%: rpadmToBble CTEPXHM - 6, HAHOMOPOLLOK Bonbdpama - 94. ObecneumBaeTcs

nony4yeHve HaHOMOPOLLIKOB kapbuga BOonb(pama BbICOKOM YUCTOThI. 1 un.
' |
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M300peTeHne OTHOCUTCS K 06rnacTy paspaboTKM TEXHOMOTAN MOMyYEHWs] HaHOPa3MEPHbIX YacTWL, TYronaBKUX MeTarnsoB U
CNaBoB C 3aaHHbIMM CBOMCTBaMM A1 NOCTIeAYHOLLEro KOMNaKTUPOBaHNS U3 HUX HAHOCTPYKTYPHBIX TBEPAbIX CMI1aBoB.

TBepable cnnasbl NPUMEHAKTCS NPU M3rOTOBMEHMN BbICOKOMPOYHBLIX MHCTPYMEHTOB (HOXEN, dunbep, pe3uos, dpes n 1.4.) B
MaLLUMHOCTPOEHUM, NPOMN3BOACTBE NONMMMEPOB, HedhTerazogobbiBatoLLen, AepeBoobpabaTbiBaloWEen U paae apyrux oTpacnemn
NPOMbILLTEHHOCTU. Haunbonee BbICOKMMK 3KCMyaTauUMOHHbIMU CBOWCTBaMM 0O0MafdaloT TBepAble ChnnaBbl Ha OCHOBE
BbICOKOTBEPAbIX YaCTWL, TYronnaBKMX XUMUYECKNX COeQUHEHUI, B YacTHOCTM kapbraa Bonbdpama.

Bce usBecTHble TBepAble Cnfasbl MOMYyYalOT TEXHOMOrMEeN MOPOLUKOBOM METannypran, BKIHOYAOLWEN CTagun MOArOTOBKU
MOPOLLKOBbLIX CMECEN N NX CrnekaHusi B KOMMO3MLMOHHBIA Matepuan AUCNepcHOro ctpoeHns. OCHOBHBIMW XapaKTepucTKamum
CMeYeHHbIX TBepAblX CMnaBoB, OMPedensioWMMM  UX  IKCMMyaTauMoOHHble CBOWCTBA, SBMASAIOTCA  AWCNEPCHOCTb
BbICOKOTBEPAOro KOMMOHEHTa M ero octatoyHast nopuctocTe. C yBenn4YeHnem AMUCNEepCHOCTU BbICOKOTBEPOOro KOMMOHEHTa U
C YMEHbLUEHUEeM OCTaTOYHON MOPUCTOCTU MPOYHOCTb, YAapHas BSA3KOCTb, CTOMKOCTb B PEXMME pe3aHusi, M3HOCOCTOMKOCTb
TBepAbIX cnnasoB yBenuuusatotcs [1]. Habonee npoyHble 1 CTOMKME B 3KCMNyaTauum TBepable Crnasbl HA OCHOBE kapbuaa
Bofnbdpama C KoDanbLTOBOM CBS3KOW XapakTepusyloTcs AUCMEPCHOCTbI0 kapbupgHom dhasbl (1-3) MKM M OcTaToqHOM
nopuctoctblo 0.1%. B pamkax BO3MOXHOCTEN TpagWLUMOHHOWM MOPOLUKOBOW MeTanmnypriam TBep4blX CNaBOB YKasaHHble
XapakTePUCTUKN ABMAIOTCA NpedenbHbIMU.

lMepexod K HaHOpPa3MepHbIM MOPOLLKOBbIM KOMMOHEHTaM, B YaCTHOCTW, K HaHOMOPOLLKY Kapbuga Bonbdpama nossonser
copMmpoBaTb HaHOAWCNEPCHY CTPYKTYpPYy B TBEPAbIX ChnaBax W 3HAYMTENbHO MOBLICUTH WX (OM3UKO-MEXaHuyeckue
ceoncTea [2].

M3BecTHbl cnocobbl MonyyeHns kapbuaa Bonbgpama, OCHOBaHHbIE Ha NNaBreHWn Bonbdpama B AYroBon wunuv Tpybyarton
rpacputoBoi neum [3]. [laHHble crocobbl NO3BONSAIOT NOMY4NUTL kKapbua Bonbdgpama WoC mnm 6nuskyto no coctaBy K 9BTEKTUKE

cmecb Wo,C+WC. [Ins nonydveHuss Havbonee onTuMarnbHOW moauduvkaumm kapbuga sonbdpama WC usBecteH cnocob,

OCHOBaHHbIN Ha MNaBneHun aHrMapuaa Bonbdpama, xenesa u yrnepoga ¢ NocrnegyowmM pacTBOPEHUEM U BbidereHnem
kapbuga Bonbdpama gaHHoW Moamdmkaumm [3].

OfHMM M3 M3BECTHbIX CMOCOBOB MOMyYeHWsl HaHOMOPOLLKOB kapbupa Bornbgpama sIBMsieTcs ABYXCTaAWWHbIA Npolecc,
BKMIOYAIOLWMIA NNa3MOXUMUYECKUA BOCCTAHOBUTEMbHbIA CUHTE3 YNbTpaguCcnepCHON MHorodpasHo cucTemMbl Bofbdpam-
yrnepog v HU3KoTEMNePaTypPHbIA CUHTE3 M3 9TOWM CMCTEMbl MOHOKapbuaa Bonbgpama mogudukaumm WC [4].

[ns ocyLecTBneHMs: NNasMoOXMMUYECKOTO BOCCTAHOBUTENBHOMO CMHTE3a UCMONb30Banach AyroBasi nrna3MeHHasi yCTaHOBKa.
B asotoBogopogHyto nnasmeHHylo cTpyto Temnepatypon (3500+5000) K BBOAWMNOCH Cbipbe - TPEXOKUCL BoONbdpama u
razoobpasHblii yrneesogopon. B pesynbTate komnnekca (hU3MKO-XMMUYECKUX MpeBpaLleHnini obpasytoTcsl HaHoYacTuLbl,

npeacTasnsoLme cMecb a3 cuctemsl Bonbdpam-yrnepoa (W, W, C, oy -WC, B -WC, C).

Brnvwkanwmm aHanorom no TEXHUYECKOW CYLLHOCTM 3asiBNEHHOr0 M300peTeHns sBNsSeTcs cnocob, packpblTeii B nateHTe CN
1608983 A, B22F 9/00, 27.04.2005 r. [5]. B usBecTHOM cnocobe npu MomyyYeHWM HaHoMopollka kapbuga Bomnbdpama
OCYLLECTBNSAT HarpeB B repMeTMYHOM peakTope CMECK HaHOMOPOLLKa Bonbpama ¢ pasmepoM Yactuy, He MmeHee 90 HM ©
rpacmta 0o Temnepatypbl He Bbile 1000°C B TeueHue He Gornee 60-80 MUH.

TexHndyeckum pesynbTaTtoM M300peTeHuss sBnsfeTcs padpaboTtka crnocoba nonyveHus HaHoMmopolka Bonbdpama
Mogudukaumm WC BbICOKON CTENEHN YNCTOTbI Be3 yrnepoaHbix 406aBOK.

TexHudecknn pesynbTaT KU300peTeHus OOCTUraeTcsl Tem, 4YTo paspaboTaH cnocob MnonyyYeHus HaHomopolwka kapbuaa
Bonbdpama, BKoYaloLWmiA HarpeB B repMeTUHHOM peakTope CMeCK HaHOMopoLLKa Bornbdpama 1 rpacmTta 4o TeMnepaTypbl He
Boilwe 1000°C, oTnuyarowmincs TeM, YTO HarpeB OCYLLECTBISOT B Te4eHue He 6ornee 70 YacoB Npu BpalLEHUN repMETUYHOTO
peakTopa C YrnoBol ckopocTbto He Gornee (50+60) 0GopOTOB B MUHYTY, NPX 3TOM MCMOMbL3YHOT rpadmT B BUAE rpadmToBbIX
CTEpPXHeN M HaHo4YacTuubl Bonbdpama ¢ pasmepom yactuy (10+200) HM, npy cnegyoweM COOTHOLUEHUM KOMMOHEHTOB B
cmecu, mac.%:

rpaconToBbLIE CTEPXKHN 6
HaHOMOPOLLOK Bonb(pama 94

Mpumep peanusaumu 3asiBnsiemMoro criocoba npvBedeH Ha YepTexe. YCTPOWCTBO COCTOMT M3 HarpeBaTenbHoW neyun 1 ¢
ANeKTpUYecKon cnupanbio HakanuBaHus, BHYTPU KOTOPOW PacronOXeH repMeTUyHbIA peakTop 2 UMNUHAPUYECKOn hopMbl,
M3roTOBMEHHBIA 13 KBapua. Peaktop 2 coeguHeH monoi ocbto 3 ¢ anektpoasurateniem 4, obecnedvvBaiolMm BpalleHue
peakTopa. B nonon ocu 4 yctaHoBneH knanaH 5 ans cbpoca u3OLITOMHOrO AaBfEeHUs B peakTope B Xode npolecca
kapbuausaumm Bonbgpama. Peaktop CHabXeH YCTPOMCTBOM [ANS 3arpy3ku rpaduToBbIX CTEpXHEW 6 M HaHonopollka
BOnbpama 7.

C uenblo nony4veHus kapbuga sonbdpama 6e3 yrnepogHeix 4ob6aBok B peakTop BBogunochb 6+10 ctepxHen guametpom 0.5
CM 1 anvHon 10 cM, M3roTOBMNEHHBIX U3 rpacuTa, NPMMEHSEMOro B MPaKTUKe CNeKTpanbsHoro aHanusa. Bonbdpam seoguncs B
peakTop B BMAe HaHornopoLlka ¢ pa3mepom YacTtuy (10+200) HM, NONyYEeHHOro METOAOM 3NEKTPUYECKOro B3pbiBa NPOBOMOYEK
[6, 7]. CooTHOLLEHNE KOMMOHEHTOB BoMNbdpaM-rpacomT coctaBnsano 94/6 mac.%.



B npouecce nony4yeHns kapbuaa Bonbgpama oCcyLLECTBNAETCSA BPaLLEHMe peakTopa C yrnoBow ckopocTbio (50+60) obopoToB
B MuHyTy B TedveHue (10+70) yacoB. BbibpaHHbIi ypoBeHb TemnepaTypbl npouecca (nopsaka 1000°C) n HenpepbiBHOE
BpaLLeHve paboyei 30HbI NpeoTBpaLLano BO3MOXHLIN KoarynsiLyOHHbIA pocT HaHonopoluka WC.

MonyyeHHbINn  nonoXutenbHbin  3dhdeEKT  3asBnsemMoro cnocoba noaTBEpPXKAEH MNPOBEAEHVMEM  AUCMEPCHOIO W
PEHTTEHOCTPYKTYPHOTO aHanmsa MnoflyYeHHbIX HaHOMOPOLLKOB kapbuaa Bonbdpama. [ucnepcHbii aHanus, npoBeaeHHbINn C
UCMonNb30BaHMEM 3MeKTpoHHoro Mmukpockona CM-30 Philips, nokasan, 4To [MCNEPCHOCTb MOMYYEHHOrO HaHOMOPOLLKa
kapbuga Bonbdpama COOTBETCTBYET [AUCMEPCHOCTM WCXOAHOrO nopolwka Bonbdpama u coctaenser (10-200) Hwm.
PesynbTatbl peHTreHOCTPYKTYpHOrO aHanws3a, NpoBedeHHble C wucronb3oBaHnem AudpaktomeTpa XRD-6000, nokasanu
BbICOKYO CTEMNeHb YMCTOThI HAHOMOpPOLLKa kapbuaa Bonbdpama (99.9% copepxanus mogudpukauum WC).
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dopmyna n3obpeTteHusn
Cnocob nonyyeHus HaHonopoLllka kapbuaa Bonbpama, BKIHOYAKOLWNA HAarpeB B repMeTUYHOM
peakTope CMecu HaHomnopouwika BofibpamMa u rpacdmTta go Temnepartypbl He Bbiwe 1000°C,
OTNMYaLWMNCA TEeM, YTO HarpeB OCYLIECTBNAKT B TedyeHne He Gonee 70 4 npu BpawieHun
repMeTMYHOro peaktopa C YrroBOn ckopocTblo He BGonee 50+60 060pOTOB B MUHYTY, MPU ITOM
MCronb3yrT rpaduT B BUAE rpadUTOBLIX CTEPXHEN M HaHOo4YacTuubl BorbpamMa C pasmepom
yactuy, 10+200 HM npu cneayoLeM COOTHOLIEHNUM KOMNOHEHTOB B cMecu, mac.%:

rpaduTOBbLIE CTEPXKHMN 6
HaHOMOPOLLOK Bonbthpama 94
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